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Quy trinh Phé duyét phuong phap va tinh 46 KDBP
1. Muc dich

Quy dinh trach nhiém, trinh ty tién hanh viéc xem xét danh gia cac phép thar méi
trién khai ap dung trong PTN va tinh toan d6 khong dam bao do cia phuong phap.
2. Pham vi ap dung

Ap dung cho tit ca cac phép thir bao gom viéc ldy mau, bao quan, van chuyén, luu
gilt va chuén bi cac mau dé thir nghiém trong pham vi ciia PTN.
3. Tai liéu tham chiéu

S tay chét luong: STCL_KDBN.

Tai liéu huéng dan theo ISO 17025, muc 5.4 “Phuong phap thtr nghiém va hiéu
chuan va phé duyét phuong phap”.

ISO GUM:1995 Guide to expression of uncertainty in measurement.

ISO/ TS 19036. First edition (2006), Amendment 1 2009. Microbiology of food and
animal feeding stuffs- Guidelines for the estimation measurement uncertainty for
guantitative determinations.

4. Thuat ngir va giai thich

Phuwong phap thi tiéu chudn: 12 phuong phép dugc cong b bai to chuc tiéu chuan
quéc gia, khu vuc, quéc té (vi du: TCVN, EN, Codex, 1SO...), hoic ban hanh bai cac to
chirc ky thuat chuyén nghién ctru va dd xac dinh gié tri sir dung phuong phap phén tich
(vi du: AOAC, AFNOR, ...)

B¢ chinh xac twong doi - Relative accuracy (AC): 1a mirc d6 phu hop cua két qua
thir nghiém véi gia tri chuan tham chiéu.

Do dung (trueness) la mic do phu hop giza gia tri trung binh cia mot tap hop cac
két qua thir nghiém caa mau thir véi gid tri tham chiéu dugc chap nhan.

Gidi han phét hién-Detection limit (LOD) 1a s6 lwong Vi sinh vt nho nhat ma c6
thé dugc phét hién (16n hon 0), nhung khdng duoc xem 1a mét gia tri chinh xéc.

Gidi han dinh lwong-Quantification limit (LOQ) l1a sé lwong vi sinh vat nho nhat
ma c6 thé do dém va dinh luong duoc véi viéc xac dinh duoc do chum va do chinh xéc
cua phuong phap danh gia.

D6 lap lgi (repeatability) 1a mirc d6 gan nhau giita cac két qua thir nghiém doc lap
trong cac diéu kién lap lai (diéu kién ma tai d6 céc két qua thir nghiém doc 1ap nhan
duoc véi cing mot phuong phap thir, trén nhitng mau thi gidng hét nhau, trong cuing
mot phong thi nghiém, bai cling nguoi thao tac, st dung cling mét thiét bi, trong khoang
thoi gian ngan).

B¢ léch chuan lgp lai (repeatability standard deviation) 1a d6 léch chuan cua cac
két qua thir nghiém nhan dugc trong diéu kién lap lai.

Gidi han lgp lagi (repeatability limit) 12 gid tri ma do léch chuan tuyét ddi
gitta hai két qua thir nghiém nhan duogc trong diéu kién lap lai nho hon hoic bang gia
tri d6 véi Xac suat 95%.
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Quy trinh Phé duyét phuong phap va tinh 4o KDBD

D¢ tai lap (reproducibility) 1a mic do gan nhau gitta cac két qua thir nghiém doc
lap trong diéu kién tai lap

D¢ léch chudn tai lap (reproducibility standard deviation) 1a d6 1éch chuan cua
cac két qua thtr nghiém nhan duoc trong diéu kién tai lip (diéu kién trong d6 cac két
qua thir nghiém nhan dugc boi cung mot phuong phép, trén cdc mau tha gidng hét
nhau trong cac phong thi nghiém khac nhau, v&i nhirng nguoi thao tac khac nhau, st
dung cac thiét bi khac nhau.)

D¢ khdng dam bao do (Uncertainty of measurement) 1a théng sé gin véi két qua
phép do, dic trung cho su phan tan cua cac gia tri c6 thé qui cho dai luong do dua trén
théng tin d& sir dung.

5. Trach nhiém

— Truéng PTN, QLCL phéi hop vé1 QLKT chiu trach nhi¢m td chirc thuc hién theo
ding quy trinh nay.

— Truong PTN kiém tra phé duyét ban hanh cac phuong phép thir nghiém.

— QLCL trinh duyét va cap nhat phuong phap thir mé1 vao danh muc cac phuong
phap thtr ctia PTN.

— Lanh dao Cong ty duyét ké hoach va duyét ban hanh cac phuong phap thir.

6. Noi dung

Hoat dong xac nhan gia tri sir dung cta phuong phap can thyc hién thong qua 2
budc:

- Bu6c 1: Lya chon phuong phap thong qua qua trinh danh gia diéu kién co ban cia

phuong phap theo BM-QT-10-01.

- Budc 2: Tién hanh tinh d6 khong dam bao do ctia phuong phap.
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Quy trinh Phé duyét phurong phap va tinh 46 KbBD

Luwu dd thyc hién viéc tinh 46 khong dam bao do ciia phwong phap.

Muc, bieu

Trach nhiém So d6 quy trinh miu lién
quan
. Phuong
Truong PTN > phap thi Muc 6.1
QLKT can phé BM-QT-10-02
Tap hop, lap
Truong PTN R t1;6 hc;qcih > Truong PTN Muc 6.2
uc hien | -OT-10-
QLKT (QLKT) BM-QT-10-02
A
A 4 A\ 4
Truong PTN Phan cong Lanh dao
QLKT A thuc hién Trung tam .
thong QLKT phé duyét Muc 6.2
QLCL at
\ 4
QLKT Xay dung
Can bd duoc dé cuong Muc 6.2
phén cong
A 4
Can b duoc Thyc hién Muc 6.2
phén cong Muc 6.3
QLCL vy
QLKT Béo cao ket
Can bd duoc qua
phan cong i Muc 6.4
Khong
dat
Truéng PTN Trung tam Cong b
Phé duyét —» hiéuluc
LKT - cu Iy
Q Cap nhat Muyc 6.4
QLCL
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Quy trinh Phé duyét phurong phap va tinh 46 KbBD

6.1. Phwong phap thir cin phé duyét

— Céc phuong phép thir khéng tiéu chuén.

— Céc phuong phap thir do PTN xay dung.

— Phuong phap thir ¢6 thay d6i hodc mé rong pham vi str dung.
6.2. Phé duyét phwong phap

QLKT lap ké hoach phé duyét phuong phap. Dua vao ké hoach phé duyét phuong
phap, QLKT thu thip cac phuong phap thir cin danh gia phé duyét, xem xét cac diéu kién
thuc hién (vé trang thiét bi, kha ning cung tmg vit tu va con ngudi), phan coéng nhan vién
xay dyng dé cuong dé trinh truong PTN xem xét, sau d6 truéng PTN trinh Lanh dao Cong
ty phé duyét.

Sau khi ké hoach d3 duoc phé duyét, QLKT phan cong nhan vién lam thuc nghiém.
Nhan vién dugc phan cong, lam thyc nghiém danh gia phuong phap theo cac tiéu chi sau:

Pé xac nhan gia tri str dung phuong phap tién hanh lam thuc nghiém dé xac dinh cac
thong sb sau:

+ G161 han phat hién (LOD).
+ G161 han dinh lugong (LOQ).
+ D9 thu hoi.
+ Do chum: gém
v' D6 1éch chuan lip lai.
v' Do léch chuan tai lap.
+ Do ding: Nghién ciru tir hé s6 thu hoi.
Gidi han phat hién: Co 2 cach tinh LOD
Céch tinh thir nhat: Str dung ti s6 tin hiéu trén nhidu nén (S/N).
- Phén tich it nhat 20 mAu tring/ nén mau.
- do nhiéu nén (N) tai viing xuat hién cta pic chit cin phan tich.

- Thém chuan vao mau trang ¢ cac nong do nho dan dén khi dat dugc ti so ti s6 tin
hi€¢u/ nhiéu nén (S/N) > 3

- Nong d6 cho tin hiéu véi S/N > 3 1a LOD cta phuong phap.

Cach tinh th hai:
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Quy trinh Phé duyét phurong phap va tinh 46 KbBD

- Phan tich 10 lan mau thir thém chuan & ndéng d6 thap (vi du, trong khoang 5 dén 7
1an LOD uéc lugng)

- Tinh gia tri trung binh r va dg 1éch chuén s tir cac két qua thu dugc.
- LOD s€ duoc tinh theo cong thirc: LODcal = 3*s
- Banh gia LOD da tinh dugc/ evaluate LOD: R =1/ LOD

- Néu 4<R<10 thi nong d6 dung dich thir 1a phu hop va LOD tinh duoc 1a dang tin
cay.

- Néu R < 4 thi giéi han phat hién ctia phwong phéap 16n hon gi6i han tinh toan, can
phan tich lai voi viéc thém chuan nhiéu hon va tinh toan lai R

- Néu R > 10 thi gi6i han phat hién cta phuong phap nho hon gidi han tinh toan, can
phan tich lai v6i viéc thém chuan it hon va tinh toan lai R.

Gio6i han dinh lwgng: ¢06 2 cach tinh LOQ

Céch tinh tha nhat: sir dung ti s6 tin hiéu trén nhiéu nén (S/N).

-LOQ =10*S/N
Cach tinh thu hai:
- LOQ =10*s

P thu hoi / Recovery:

- Khi str dung mau chuan chting nhan (CRM), miu thém chuan (RM), d6 thu hoi
dugc tinh theo cong thirc sau:

D6 thu hdi % = 100 x ndng do tinh toan/gia tri thuc

- Néu khong c6 mau CRM, do thu hoi duoc xac dinh thong thong qua viéc thém
chuan vao mau trang;

Chon 18 mau tréng, thém chudn tai 3 mirc (m5i muc lam 6 mﬁu) tai 1, 1.5, 2 1an mirc
nong d6 quan tim (MRPL) hodc 0.5, 1, 1.5 1dn muc ndng d thudong gip phai (PL),

- Phan tich cAc mau va tinh toan néng do hién dién trong mau,
- Str dung cong thirc dudi day dé tinh d6 thu hoi cho tirng mau thém chuén,
- Tinh d6 thu hdi trung binh va CV 6 mau tai mdi murc néng do,

D6 thu hdi % = 100 x néng do tinh toém/néng do thém vao
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Quy trinh Phé duyét phurong phap va tinh 46 KbBD
6.2.1. D§ lip lai

Pé xac dinh do lap lai cho mdi phép thir nghiém/ hiéu chuén can tién hanh lam lap
lai it nhat 7 1an trén ciing mot mdi thir nghiém (voi cac phép thir hoa va méi trudng chia
nho mau ra lam 7 phan, vao bao géi véi diéu kién bao quan thich hop) va tién hanh sao
cho théa méan diéu kién nhu sau:

Cung thiét bi thir nghiém/hiéu chuan

Cung dia diém tién hanh

Cung phuong phap thtr nghi¢m

Thoi gian gitta cac 1an thir nghiém/hiéu chuan cach nhau khong qua 1 tiéng.
Két qua thu dugc dugc tinh toan nhu sau:

Thuec hién n 1an quan tric va tinh trung binh theo cong thuc:

:SlH

==> gk (1)
k=1
Do 1éch chuan tinh 1ap lai dudi dang biéu thuc sau:

L3 g-a)? ()

32r k) =
(dx) - 1k:1

D6 1éch chuin cua trung binh duoc dua ra dudi dang:

U@=s(r)=>1% @

Xac dinh d6 tai 1ap can it nhat c6 2 nhan vién, moi nhan vién can tién hanh t61 thiéu

6.2.2. Do tai lap

7 lan thi nghiém trén cing 1 miu, cung phuong phap thtr, nhung thoi gian khac nhau
(khoang cach gitta 2 14n tién hanh lam it nhét 1 60”).

Két qua thu duogc tinh theo cong thirc sau:

. - \/Z (yiA - yiB)’

i—1 2n

Véi Yi Ava YiB 1a log 2 két qua ctia 2 nhan vién.
6.2.3. D¢ diing ():
Xéc dinh d§ dung qua udc luong do chéch. Do chéch co thé dién dat nhu hé sd thu hdi.
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Quy trinh Phé duyét phurong phap va tinh 46 KbBD

P chéch dugc ude lugng bang cach phan tich lap lai mau chuén.

Xéc dinh d§ ding thir nghi¢ém vién can lam it nhat 7 1an trén cung 1 mau (chia nho mau ra

1am 7 phan, ¢ diéu kién bao quan thich hop, cuing phuwong phap thir.
Két qua thu duoc tinh theo cong thirc sau:
R=R_ X Rs X Rrep
Thu hoi trung binh tir n lan thu nghiém lap lai miu thém hodc mau chuén.

P khong dam bao do duoc tinh thong qua hé s6 thu hoi.
— 2 2 2
R
u(R)=Rx,[| YR | [UR) ) [U(R)
Rm Rs Rref

Thudng Rs VA Rret bang 1 nén do khong dam bao do duoc tinh theo cong thirc

u(R)—ﬁmx\/(u(Rﬁm)j +u(R)2+U(R,, )2

m
Do khong dam bao lién quan dén hé sb thu hoi, R

ﬁm _ C obs
CCRM

U(Rm):Rm X\/( S_obzs ]-F(U(CCRM)j
NXC obs Ceru

Xem xét hé s6 thu hoi c6 khac 1 hay erén_g Tua vao cong thirc:
1

—Rnm

t="—
U(Rm)

Néu hé s6 thu hoi khong khac 1,fff finh thed U6Rpkhire:
2

Néu hé s6 thu hoi 16n hon 1 thi tinh theo cong thirc:

U(Rm) = \/[1_kRm J +U(Rm)?
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Quy trinh Phé duyét phurong phap va tinh 46 KbBD
- Ngoai ra véi cac phuong phéap vi luong can xac dinh thém ca hé sé thu hdi va gidi

han phat hién (LOD) cua phuong phap.
6.3. Py khong diam bao do

Dé danh gia do khong dam bao do c6 2 phuong phap:
6.3.1. Phwong phap loai A

Buwéc 1: Xac dinh tiéu chuan phuong phap thir bao gdm phuong phéap 13y mau va
phuong phap bao quan mau (néu co).

Buéc 2: Xac dinh dai lugng do/ thong sd phan tich

Viét r0 cong thire tinh dai lugng can do bao gdm modi lién quan gitta dai lugng can
do va dai lugng dau vao (vi du: cac dai lugng dau vao, cac hang s, cac gia tri chuan). Néu
c6 thé bao gom ca cac so hi¢u chinh cho sai s6 hé thong.

Buéc 3: Xac dinh cac ngudn gdy nén do khong dam bao do

- Liét ké cac nguodn co thé giy ra do KPB ciia phép thir phai ¢6 méi lién quan véi budc
2 & trén. Ngudn gy ra d6 KDB phai bao gom it nhat 1a d6 KPB cua timg thong sb trong cong
thirc x4c dinh dai luong do & budc 1 va ngoai ra phai bao gdm cac ngudn khac nay sinh tir cac
gia thiét va tir kinh nghiém thyc té.

- Chu y khong liét ké 1ap lai 2 1an cing mot ngudn KDB.

- V& so dd xuong ca gay ra d6 khong dam bao ctia phép thir.

(Néu mdt s6 ngudn chinh gay ra do khong dam bao do cho linh vure thir nghiém,)
Buéc 4: Tinh toan d6 KDB thanh phan

Tir so d6 xwong c4 (danh muc cic ngudn giy ra d6 KPB), xac dinh cach tinh do
KPB cho timg ngudn.

Xem x¢ét lai cac thanh phan d6 KDB: néu thanh phan nao gy ra 46 KDB dang ké thi
c6 can thiét phai danh gi4 lai khong. Néu can thi ddnh gia lai cac thanh phan nay.

Néu thanh phan d6 KDB nao nhé hon 1/3 thanh phan d6 KB 16n nhat thi c¢6 thé bo
qua khong tinh ton tiép nira.

+) Tinh theo phuong phap loai A:

Thue hién n 1an quan tric va tinh trung binh theo cong thirc

1=13 gk )

k=1
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Quy trinh Phé duyét phurong phap va tinh 46 KbBD

Phuong sai thyc nghi€m cua cac quan trac cuia phan bd xac suat cua q dugc dua ra
dudi dang bi€u thire sau:

2r= 1 3 (q-a) (2

n- 1k:l

U(r) =+/S°r
Phuong sai cua trung binh duogc dua ra duoi dang:

(> r )=s(q)/n (3

U(r)=s(r )=l

6.3.2. Tinh theo phwong phap loai B:

Déi véi cac thanh phﬁn do KPB ma dugc tinh tir cac quan tric 1ap lai thi d0 KB
chuin (do lech chuén) s€ duogc danh gia bé“mg sy phan doan khoa hoc dua vao cac thong
tin c6 san, nhom cac thong tin ndy c6 thé bao gdm:

Cac dir liéu do lwong da thu dwgrce tir truwdc;

Kinh nghiém hoic kién thirc chung vé trang thai va tinh chét cta vat liéu va phuong
tién co lién quan;

- Céc qui dinh k¥ thuét cta nha san xuat;

- S6 lidu cung cap tir chimg chi hiéu chudn va cic gidy ching nhan khac;

- Céc d6 KPB nhan dugc tir cac s6 liéu tra ctru chuén trong cic cudn so tay.
Dién dat tat ca cac thanh phan d6 KPB dudi dang do 1éch chuan/ ¢6 KPB chuin
Tur cac thong s6 trén ta tinh d6 1ap lai va do tai lap (nhu ¢ phﬁn 4.1)

Buéc 5: Tinh d6 KPB tong hop va mo rong

Theo phirong phdp A: D6 KDB tong hop: Sau khi tinh toan d6 KDB thanh phan duéi
dang do léch chuan thi téng hop cac do KPB thanh ph?m thanh d60 KB téng hop theo
cong thirc:

Py o) (5)

i=1
Trong do:

U(xi): 6 KDB thanh phan thir i
QT.10 Ban hanh lan 1 Trang 9/11
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Ci: hé sb nhay ctia thanh phan thi i
Do khong dam bao mo rong: Quy dinh tinh 6 KPB mo rong theo cong thirc:
U=kxu(c) (6)
Trong do: k =2 vé1 mire do tin cay 1a 95%
Theo phuong phap B:

Do khong dam bao do tdng hop bang: tong cua do lip lai va do tai lap:

JU(S2+ U(SR)2

Do khong ddm bao mo rong: Quy dinh tinh 46 KPB mé rong theo cong thirc:
U=k xu(c) (6)
Trong do: k =2 vé1 mire do tin cay 1a 95%

Buéc 6 : Cach bao cao két qua cung véi d6 KDB: Khi bao cdo két qua ciia mot phép
thir va khi do 16n cta d6 KPB 1a 460 KPB m¢ rong U = kuc (y) nén:

- Tuyénbd két quala Y =y + U va duaradon vicuayvaU
- Bao gdm d¢ khong dam bao twong ddi U/ly], |y| # 0 néu thich hop

- Néu gi4 tri k str dung dé tinh U (dé thuan loi cho ngudi str dung két qua co6 thé dua
ra ca k va uc(y).

- Co biét muc tin cdy gan ding gin v6i khoang y + U va tuyén bd viéc xac dinh nd
nhu thé nao.

Bwéc 7: Kiém tra va trinh phé duyét
- Thuyc hién mot vai 1an phép thir va tinh d6 KPB

- Trinh toan bd hd so cua viée tinh toan d6 KB cua phép thir &én Trudng phong
(Phu trach ky thuat) dé phé duyét ban hanh.

6.4. Xem xét va bao céo két qua

Can cr vao cac thong sb thu duoc & trén Truong PTN, QLCL, QLKT xem xét két
qua thir nghiém trinh 1anh dao Cong ty phé duyét phuong phap dugc st dung tai phong thi
nghiém. Cong bd hiéu lyc ap dung va cap nhat vao danh muc phuong phéap thir, hiéu
chuan cia PTN.

7. Hb so
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QT Hb so Ma HS Noi luu | Thoi gian luu
1 Dzi,nh gia diéu kién co ban cia phuong BM-QT-10-01 PTN 3 nm
phap
2 |Ké hoach phé duyét phuong phap BM-QT-10-02 PTN 3 nam
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